A mixture of Vanillin 1 ( 0.5 g, 3.3 mmol) and triphenylphosphine (0.86 g, 3.3 mmol) was dissolved in CH 2 Cl 2. The reaction mixture was cooled in ice bath to -5 ºC. Dimethylacetylenedicarboxylate (0.56 g, 3.3 mmol) in CH 2 Cl 2 was added dropwise over a period of 10 min with stirring. The reaction mixture was then refluxed for 4-5 hours the solvent was removed under reduced pressure and the solid mass was purified by recrystalization from ethanol.
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